M r = 661.17 Triclinic, P1 a = 11.2079 (3) Å b = 13.1612 (5) Å c = 14.3443 (6) Å = 86.578 (3) = 70.484 (3) = 71.232 (3) V = 1885.61 (12) Å 3 Z = 2 Mo K radiation = 0.32 mm À1 T = 293 K 0.58 Â 0.39 Â 0.34 mm Data collection Agilent Xcalibur (Sapphire2 diffractometer Absorption correction: analytical (CrysAlis PRO; Agilent, 2010) T min = 0.889, T max = 0.928 11493 measured reflections 7412 independent reflections 5867 reflections with I > 2(I) R int = 0.035
In the title compound, [Zr(C 12 H 18 N) 2 (C 4 H 10 N) 2 (C 4 H 11 N)] or [Zr(HNC 6 H 3 i Pr 2 ) 2 (NEt 2 ) 2 (HNEt 2 )], which was obtained by the reaction of Zr(NEt) 4 with i Pr 2 C 6 H 3 NH 2 , the Zr IV atom is in a trigonal-bipiramidal geometry in which the N atoms from two i Pr 2 C 6 H 3 NH and one NEt 2 ligand occupy the equatorial positions, and the N atoms of an NEt 2 and an Et 2 NH ligand occupy the apical positions. An intramolecular N-HÁ Á ÁN contact occurs. There are two independent molecules in the asymmetric unit.
Related literature
For related zirconium(IV) structures, see: Profilet et al. (1990) ; Blake et al. (1997) ; Porter & Danopoulos (2004) ; Ghesner et al. (2006) . For related syntheses, see: Kempe (2000) .
Experimental
Crystal data [Zr(C 12 H 18 N) 2 (C 4 H 10 N) 2 (C 4 Refinement R[F 2 > 2(F 2 )] = 0.073 wR(F 2 ) = 0.188 S = 1.12 7412 reflections 402 parameters 1 restraint H atoms treated by a mixture of independent and constrained refinement Á max = 1.82 e Å À3 Á min = À2.13 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). (5) 112 (4) actual angles are so close to said values that it is safe to say they resemble trigonal bipyramid.
The crystal packing diagram shows, that the compound crystallizes with two molecules in the unit cell in the triclinic space group. The crystal packing of the title compound is presented in Fig.2 .
To a 100 ml Schlenk flask, equipped with a magnetic stirrer, charged with a solution of 4,8 g (4,44 ml) Zr(NEt 2 ) 4 in 30 ml of pentane, 5 g (4,76 ml) of 2,6-diisopropylaniline in 10 ml of pentane was added dropwise. The reaction was carried on in a room temperature in an argon atmosphere. Solution was left on a magnetic stirrer. Over a week of stirring, the mixture changed colour from yellow to brown. The solvent was removed under vacuum. After evaporating most of the solvent, dark solid was obtained which after keeping it longer under vacuum got darker and became oil. Residue was dissolved in 8 ml of pentane, and recrystallized at 4°C to obtain about 2 g of colorless X-ray-quality crystals. 
Refinement
The C-H H atoms were positioned with idealized geometry and were refined isotropically with U iso (H) = 1.2U eq (C) for aromatic, methylene and methine H atoms (1.5 for methyl H atoms) using a riding model with C-H = 0.93 Å (aromatic H atoms), 0.96 Å (methyl H atoms), 0.97 Å (methylene H atoms) and 0.98 Å (methine H atoms).The amine hydrogen atoms were located in the difference Fourier map and refined using a ridnig model with U iso (H) = 1.2U eq (N). The hydrogen atom H1A is located in the difference map and restrained, N1-H1A = 0.89 Å with U iso (H) = 1.2U eq (N). The supplementary materials sup-2 . E69, m72
highest residual electron density peaks are located within 1 Å from atom Zr1 and the deepest hole is located 0.78 Å from Zr1.
Computing details
Data collection: CrysAlis PRO (Agilent, 2010); cell refinement: CrysAlis PRO (Agilent, 2010); data reduction: CrysAlis PRO (Agilent, 2010); program(s) used to solve structure: SUPERFLIP (Palatinus & Chapuis, 2007); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 for Windows (Farrugia, 2012) ; software used to prepare material for publication: WinGX (Farrugia, 2012).
Figure 1
The molecular structure of the title molecule with the atom-numbering. Displacement ellipsoids are drawn at the 30% probability level H atoms connected to C have been omitted.
supplementary materials sup-3 . E69, m72
Figure 2
A view of the packing of the title compound alond the a axix.
Bis(diethylamido-κN)(diethylamine-κN)bis(2,6-diisopropylphenylamido-κN)zirconium(IV)
Crystal data [Zr(C 12 Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) (14) C19-C20-H20B 109.5 N2-Zr1-N4 90.93 (15) H20A-C20-H20B 109.5 N1-Zr1-N4 88.60 (14) C19-C20-H20C 109.5
